. Crystal data and structure refinement for 4 (10) Table 7 . Atomic coordinates and equivalent isotropic displacement parameters for 4 (11) Table 8 . Bond lengths and angles for 4 (12) Table 9 . Anisotropic parameters for 4 (13) Table 10 . Hydrogen coordinates and isotropic displacement parameters for 4 6 P(C 6 H 5 ) 2 ), δ = 129.1 (s, meta P(C 6 H 5 ) 2 ), δ = 127.6 (d, para P(C 6 H 5 ) 2 , 4 J P-C = 9.1 Hz), δ = 126.9 (d, para P(C 6 H 5 ) 2 , 4 J P-C = 11.2 Hz), δ = 126.4 (d, meta Pt (C 6 H 5 ), 4 J P-C = 9.6 Hz), δ = 125.5 (s, meta B(C 6 H 5 ) 2 ), δ = 122.6 (s, para Pt (C 6 H 5 )), δ = 121.2 (s, para B(C 6 H 5 ) 2 ), δ = 67 CH 2 ) 2 ), δ = 26 (Pt- Reaction of 4 with benzene. Solid 4 was generated as above and dissolved in benzene (2 mL). The solution was concentrated in vacuo (vol ≈ 0.5 mL). Benzene was added (1 mL), and the solution was again concentrated in vacuo (vol ≈ 0.7 mL). Concentration of the benzene solution serves to ensure complete removal of residual pentane. The solution was placed in an NMR tube, and an initial 31 P NMR spectrum showed the presence of one species (4). The NMR tube was heated to 50 ºC and monitored by 31 P NMR spectroscopy. After 4 h, 31 P NMR spectroscopy showed the presence of 4 products, where 5 was the major product (ca. 80%). The identities of the three minor byproducts have yet to be confirmed. They may result from (i) ligand activation, (ii) THF activation, or (iii) bimolecular reaction pathways. (4) 7890 (2) 5610 (2) 1862 (1) 22(1) 1 C (5) 7531 (2) 5144 (2) 2217 (1) 26(1) 1 C (6) 7727 (2) 4012 (2) 2308 (1) 27(1) 1 C (7) 8281 (2) 3345 (2) 2037 (1) 26(1) 1 C (8) 8622 (2) 3820 (2) 1687 (1) 21(1) 1 C (9) 8348 (2) 4741 (2) 782 (1) 17(1) 1 C (10) 8873 (2) 4503 (2) 425 (1) 20(1) 1 C (11) 8327 (2) 3958 (2) 95 (1) 23(1) 1 C (12) 7216 (2) 3613 (2) 107 (1) 25(1) 1 C (13) 6661 (2) 3818 (2) 455 (1) 25(1) 1 C (14) 7225 (2) 4363 (2) 781 (1) 22(1) 1 C (15) 11059 (2) 5044 (2) 2038 (1) 19(1) 1 C (16) 10612 (2) 5422 (2) 2389 (1) 23(1) 1 C (17) 10512 (2) 4700 (2) 2716 (1) 28(1) 1 C (18) 10860 (2) 3584 (2) 2696 (1) (2) 4904 (1) 1916 (1) 1644 (1) 25 (
6222 (2) 515 (2) 1976 (1) 28(1) 1 C (42) 5505 (2) 1557 (2) 2029 (1) 30 (1) (45) 3979 (2) 2696 (2) 1730 (1) 38(1) 1 C (46) 5692 (2) 2560 (2) 1405 (1) 36 (
3547 (5) -59 (7) 559 (2) 51 (2) 0.445(6) C (48A) 2787 (5) -741 (6) 809 (2) 40 (2) 0.445(6) C (49A) 1975 (5) 842 (5) 1180 (2) 47 (2) 0.445(6) C (50A) 2113 (5) -936 (5) 1511 (2) 30 (2) 0.445(6) C (51A) 5197 (6) -1183 (5) 711 (2) 37 (2) 0.445(6) C (52A) 5387 (6) 844 (4) 554 (2) 33 (2) 0.445(6) C (47B) 3576 (4) -616 (5) 643 (2) 42 (1) 0.555(6) C (48B) 2562 (4) -33 (5) 821 (1) 42 (2) 0.555(6) C (49B) 1850 (4) 817 (4) 1410 (2) 44 (1) 0.555(6) C (50B) 2453 (5) -1161 (4) 1412 (2) 43 (1) 0.555(6) C (51B) 5624 (4) -936 (4) 695 (1) 36 (1) 0.555(6) C (52B) 4837 (5) 924 (4) 555 (1) 45 (1) 0.555(6) ________________________________________________________________________________ 
0.9800 118.7(2) C(5)-C(6)-H(6) 120.6(11) C(7)-C(6)-H(6) 120.6(11) C(8)-C(7)-C(6) 119.9(2) C(8)-C(7)-H (7) 121.0(11) C(6)-C(7)-H (7) 119.1(11) C (7) (1) 200 (3) 181 (3) 194 (3) 3(2) -10(2) -4(2) P (2) 254 (3) 209 (3) 237 (3) 17 (2) 19 (2) 19(3) B 186 (13) 148 (12) 180 (13) -4(10) 10(10) 15(10) C (1) 228 (12) 186 (12) 148 (12) 21 (9) 13(9) -14(10) C (2) 272 (13) 183 (11) 198 (12) -10(9) -68(10) -4(10) C (3) 117 (10) 221 (11) 192 (11) -26(9) -36(8) -16(9) C (4) 174 (12) 208 (12) 269 (13) -19(10) -23(9) 13(10) C (5) 179 (12) 380 (14) 213 (13) -71 (11) 24(10) -9(10) C (6) 220 (12) 389 (14) 207 (12) 32 (11) 5(10) -70(11) C (7) 217 (12) 257 (13) 288 (13) 58 (11) -43(10) -33(10) C (8) 188 (12) 235 (12) 217 (12) -39 (10) 27 (9) 1(10) C (9) 176 (11) 127 (10) 201 (11) 31 (8) -17 (9) 30 (8) C (10) 181 (12) 175 (11) 249 (12) 31 (9) -15(10) -14(10) C (11) 296 (13) 197 (11) 186 (12) 0 (10) 19 (10) 30 (10) C (12) 322 (14) 210 (12) 211 (13) -10(10) -93(11) -22(10) C (13) 203 (13) 239 (12) 308 (13) 31 (10) -15(10) -49(10) C (14) 236 (12) 193 (11) 219 (12) -2(9) 25 (10) 20 (9) C (15) 140 (11) 228 (12) 188 (11) 13 (9) -33(9) -13(9) C (16) 200 (12) 240 (13) 225 (12) -26(10) -40(9) 5(10) C (17) 232 (13) 402 (15) 192 (13) -14 (11) 11(10) -5(11) C (18) 230 (13) 382 (15) 237 (13) 131 (11) -32(10) -25(11) C(19) 229 (13) 240 (13) 332 (14) 64 (11) -24(10) 27(10) C(20) 226 (12) 254 (12) 216(12) -8(10) 27(10) 37(10) C (21) 197 (11) 123 (10) 229 (12) 6(9) -13(9) -14(8) C(22) 253 ( (26) 222 (13) 282 (13) 240 (13) -32(10) -35(10) -29(10) C (27) 210 (12) 187 (11) 287 (13) 2(10) 7(9) 0(9) C (28) 248 (12) 218 (12) 223 (13) 40 (10) 13 (10) 0(10) C (29) 259 (13) 236 (13) 281 (14) -47(11) 41(10) -1(10) C (30) 317 (14) 159 (12) 390 (15) 10(11) -7(11) 6(10) C (31) 582 (17) 220 (13) 286 (14) 67 (11) -54(12) -4(12) C (32) 503 (16) 233 (13) 240 (14) -5(11) -1(12) -25(11) C (33) 380 (14) 142 (11) 198 (12) -1(9) -23(10) 73(10) C (34) 389 (15) 243 (13) 294 (14) 21 (11) -82(12) 76(11) C (35) 519 (19) 302 (14) 394 (17) 22 (12) -160(14) 50(13) C (36) 680 (20) 283 (15) (3) 470 (13) 365 (12) 287 (11) -40(9) 14(9) 78(10) N (4) 351 (11) 353 (12) 413 (13) 151 (9) -8(9) -51(9) C (41) 263 (13) 319 (14) 245 (14) -14(11) -30(11) 5(11) C (42) 339 (15) 258 (13) Table 5 . Hydrogen coordinates ( x 10 4 ) and isotropic displacement parameters (Å 2 x 10 3 ) for10627 (14) 5563 (14) 960 (5) 13 (5) H (1B) 10546 (14) 4444 (15) 1207 (5) 17 (5) H (2A) 7784 (19) 7196 (17) 1017 (6) 60 (7) H (2B) 9037 (14) 7222 (14) 1337 (5) 18 (5) H (4) 7748 (13) 6374 (13) 1809 (5) 4(4) H (5) 7133 (14) 5619 (14) 2397 (5) 21 (5) H (6) 7493 (15) 3692 (15) 2555(6) 27(6) H (7) 8426 (15) 2538 (16) 2101 (5) 29(6) H (8) 8998 (13) 3382 (13) 1511(5) 9(5) H (10) 9592 (14) 4729 (13) 406(5) 6(5) H (11) 8713 (14) 3809 (13) -131(5) 11(5) H (12) 6848 (14) 3249 (14) -118(5) 17(5) H (13) 5895 (15) 3570 (14) 468 (5) 19 (5) H (14) 6811 (13) 4509 (13) 1015 (5) 6(4) H (16) 10383 (14) 6191 (14) 2403 (5) 12 (5) H (17) 10166 (14) 4948 (13) 2951 (5) (20) 11706 (14) 3627 (14) 1794 (5) 14(5) H (22) 13201 (15) 6040 (14) 2088 (5) 20 (5) H (23) 15156 (16) 5968 (15) 1986(5) 27(6) H (24) 15732 (16) 5819 (14) 1344 (5) 23 (5) H (25) 14389 (16) 5767 (16) 803 (6) 32 (6) H (26) 12507 (14) 5760 (13) 900 (5) 12 (5) H (28) 8865 (14) 9168 (14) 1342 (5) 20 (5) H (29) 8597 (15) 11079 (14) 1389 (5) 20 (5) H (30) 8459 (14) 12212 (15) 816 (5) 17 (5) H (31) 8554 (16) 11366 (16) 170 (6) 35 (6) H (32) 8880 (16) 9444 (16) 138 (6) 38 (7) H (34) 6832 (17) 6892 (17) 544 (6) 44 (7) H (35) 5700 (20) 6360 (20) -6(7) 73(9) H (36) 6445 (19) 6278 (18) -666 (7) 60 (8) H (37) 8339 (18) 6843 (18) -699 (7) 45 (8) H (38) 9473 (15) 7365 (15) -147 (5) 23 (6) H (41A) 6655 (15) 324 (14) 2235 (6) 23 (5) H (41B) 6773 (16) 707 (15) 1778 (6) 32 (6) H (42A) 4913 (16) 1368 (15) 2231 (5) 27 (6) H (42B) 6007 (15) 2168 (15) 2143 (5) 26 (6) (1) 2157 (2) 1516 (2) 3993 (1) 27(1) P (2) 1879 (2) 2653 (2) 2463 (1) 25(1) B 3874 (7) 1653 (7) 3039 (6) 25(2) C (1) 4246 (6) 415 (7) 2756 (5) 27(2) C (2) 5125 (6) 201 (6) 3379 (5) 25(2) C (3) 5491(6) -822(6) 3149(5) 25(2) C (4) 5002 (6) -1647 (7) 2289 (5) 29(2) C (5) 4160 (6) -1452 (7) 1661 (5) 32(2) C (6) 3792 (6) -432 (7) 1895 (5) 28(2) C (7) 4990 (6) 2584 (7) 3109 (5) 28(2) C (8) 5513 (6) 3595 (7) 3830 (5) 28(2) C (9) 6463 (6) 4336 (7) 3850 (5) 33(2) C (10) 6920 (7) 4044 (8) 3109 (6) 38(2) C (11) 6407 (6) 3031 (7) 2374 (6) 34(2) C (12) 5476 (6) 2314 (6) 2377 (5) 29(2) C (13) 3639 (6) 2009 (6) 4055 (5) 29(2) C (14) 2717 (6) 1600 (6) 2211 (5) 25(2) C (15) 2155 (6) 1726 (6) 5165 (5) 23(2) C (16) 2796 (6) 2714 (6) 5877 (5) 28(2) C (17) 2737 (6) 2952 (6) 6762 (5) 29(2) C (18) 2020 (6) 2195 (7) 6952 (5) 28(2) C(19) 1387 (6) 1201 (7) 6240 (5) 30(2) C (20) 1448 (5) 970 (6) 5355 (5) 25 (2) (21) 1.809(8) P(1)-C (13) 1.814(6) P(1)-C (15) 1.827(7) P(2)-C (14) 1.784(7) P(2)- C(27) 1.798(7) P(2)-C (33) 1.823(7) B-C (1) 1.646(11) B-C (7) 1.660(10) B-C (13) 1.661(9) B-C (14) 1.667(10) C(1)-C (6) 1.376(10) C(1)-C (2) 1.401(9) C(2)-C (3) 1.393(9) C(2)-H (2) 0.9300 C(3)-C (4) 1.368 (10) Table 9 . Anisotropic displacement parameters (Å 2 x 10 3 ) for 4. The anisotropic displacement factor exponent takes the form: -2π π π
